Key indicators: single-crystal X-ray study; T = 113 K; mean (C-C) = 0.003 Å; R factor = 0.048; wR factor = 0.073; data-to-parameter ratio = 22.7.
The title compound, C 21 H 42 O 5 Si 2 , was synthesized from (3R,4S,5R)-methyl 3,5-bis[(tert-butyldimethylsilyl)oxy]-4-hydroxycyclohex-1-enecarboxylate by an esterification reaction. The cyclohexene ring adopts a half-chair conformation. In the crystal, molecules are linked via C-HÁ Á ÁO hydrogen bonds, forming helical chains propagating along [010] .
Related literature
The title compound is an intermediate in the synthesis of vandetanib {systematic name: N-(4-bromo-2-fluorophenyl)-6-methoxy-7- [(1-methyl-4-piperidinyl) Table 1 Hydrogen-bond geometry (Å , ). The crystal structure of the compound has monoclinic (P2 1 ) symmetry at 113 K. No hydrogen-bonding or π-π interactions are observed in the crystal structure. Despite the relatively large steric size of substituent groups, the cyclohexene still has a nearly ideal half-chair form with carbon atoms C3, C4,C5 and C2 lying in one plane.
Experimental
Solid sodium hydroxide (2.8 g, 0.07 mol) was added to a stirred solution of (3R,4S,5R)-methyl 3,5-bis((tert-butyldimethylsilyl)oxy)-4-hydroxycyclohex-1-εnecarboxylate (5.6 g, 0.134 mol) in acetonitrile (60 ml) at room temperature.The reaction mixture was added dropwise to a solution of dimethyl sulfate (4.2 ml, 0.044 mol) in acetonitrile (60 ml). After the dropwise addition, the temperature was raised to 40 °C. The reaction was completed within 15 hrs at 40 °C stirring. The solvent was removed under reduced pressure, and ethyl acetate (300 ml) and H 2 O (100 ml) were added three times to extract the solid. The ethyl acetate layer was dried with anhydrous magnesium sulfate and a white solid was obtained after removal of the solvent. The yield was 4.8 g (82.7%). About 0.5g of the product was put in an ampoule bottle and 10 ml absolute methanol was added. The white single crystals suitable for X-ray diffraction analysis were obtained by slow evaporation of the solvent at room temperature after 1 week. ) and refined as riding atoms with U iso (H) = 1.5U eq (C) (methyl) or 1.2U eq (C) (others). 
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